Key indicators: single-crystal X-ray study; T = 293 K; mean (C-C) = 0.021 Å; disorder in main residue; R factor = 0.059; wR factor = 0.157; data-to-parameter ratio = 11.0.
The asymmetric unit of the title compound, [Fe(C 8 4À anion shows disorder. Two O atoms of the central SiO 4 group (1 symmetry) are equally disordered about an inversion centre. Moreover, two of the outer bridging O atoms and the O atoms of the capping (MoO 2 ) unit are likewise disordered. The Fe 2+ cation is surrounded in a slightly distorted octahedral coordination by six N atoms from three 3-(2-pyridyl)-1H-pyrazole ligands. N-HÁ Á ÁO hydrogen bonding between the cations and anions leads to a consolidation of the structure.
Related literature
For general background to polyoxometalates, see : Pope & Mü ller (1991) (1999) . For background to the bond-valence method, see: Brese & O'Keeffe (1991) . For the role of amines in hydrothermal synthesis, see : Yang et al. (2003) .
Experimental
Crystal data [Fe(C 8 Table 1 Selected bond lengths (Å ). Hydrogen-bond geometry (Å , ). as well as their potential medical applications (Pope & Müller, 1991) . In our research group, organic amines, such as 3-(2-pyridyl)pyrazole and pyrazine, are used to effectively modify polyoxomolybdates under hydrothermal condictions Zhang, Wei, Shi et al., 2010a,b; Zhang, Wei, Sun et al., 2009; Zhang, Wei, Zhu et al., 2010; Zhang, Yuan et al., 2010) . Here, we describe the synthesis and structural characterization of the title compound.
As shown in Figure 1 , the title compound consists of two subunits, viz. of a complex caion [Fe(C 8 ). The employed organic ligand appears to adjust the pH value, and additionally supplies reducing electrons, which is a commonly observed feature of hydrothermal syntheses when organic amines are used to prepare various hybrid materials, zeolites or metal phosphates (Yang et al., 2003) . The oxidation states of the metals are confirmed by bond valence sum calculations (Brese & O'Keeffe, 1991) . For the Mo and Fe atoms in the title compound the bond valence sums equal to 5.93, 4.95, 5.83, 6.17, 5.81, 6.18, 5.24, and 2.01 .
N-H···O hydrogen bonding between the cations and anions leads to a consolidation of the structure ( Fig. 2 ; Table 2 ).
A mixture of 3-(2-pyridyl)pyrazole (1 mmoL 0.14 g), sodium molybdate (2 mmoL, 0.48 g), sodium silicate nonahydrate (0.2 mmoL, 0.05 g) and iron(III) chloride hexahydrate (0.25 mmol, 0.06 g) in 10 ml distilled water was sealed in a 25 ml ): 3303, 3117, 1697, 1604, 1550, 1485, 1355, 1300, 1171, 1088, 1051, 903, 765, 664, 507, 451, 414. supplementary materials sup-2
Refinement
All hydrogen atoms bound to aromatic carbon atoms were refined in calculated positions using a riding model with a C-H distance of 0.93 Å and U iso = 1.2U eq (C). Hydrogen atoms attached to aromatic N atoms were refined with a N-H distance of 0.86 Å and U iso = 1.2U eq (N). In the SiO 4 unit, the two oxygen atoms (O17 and O18) are equally disordered about the inversion centre. Four O atoms (O11, O16, O20, O21) are also disordered and were refined with split positions and an occupancy ratio of 1:1 (O 11, 16) and 3:1 (O20, 21). In the final difference Fourier map the highest peak is 1.25 Å from atom O20A and the deepest hole is 0.67 Å from atom Mo3. The highest peak is located in the voids of the crystal structure and may be associated with an additional water molecule. However, refinement of this position did not result in a reasonable model. Hence this position was also excluded from the final refinement.
Figures Fig. 1 . The building blocks of the title compound with the atom-labelling scheme. Displacement ellipsoids are drawn at the 30% probability level; H atoms are given as spheres of arbitrary radius. 
Bis{tris[3-(2-pyridyl)-1H-pyrazole]iron(II)} tetradecamolybdo(V,VI)silicate
Crystal data [Fe(C 8 (7) 0.067 (7) −0.008 (6) 0.022 (6) 0.000 (6) C19 0.053 (7) 0.053 (7) 0.057 (7) −0.010 (6) 0.015 (6) −0.006 (6) C20 0.040 (6) 0.058 (7) 0.059 (7 
Geometric parameters (Å, °)
Si1-O17A 
